▼ ZHANG, XIANGNING (2001) 



▼ Diacyl hydrazide compounds as insecticide, intermediate for preparing said 
compounds and their preparing process 
▼Abstract of CN1 31 3276 

• The present invention relates to an insecticide, N.N'-bisubstituted- 
N.N'-diaocylhydrazide compounds, the intermediate for synthesizing 
it and the process for preparing said compounds. 
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-n, N'--H«lHtt.^ti^^Jll:^'H:##6ti 

i -3 ^mmm^fmmrmm^mmm: & 

Wft, (Cl -C3)#E£, (CI -C3}^ft»M* ; 
R 2 ^r5fS, R^MMH*-, R 4 3?M 

JS?. #TS; A^O-CH(CH 3 ) -CH 2 , O - CH 
(CH 2 CH 3 ) -CH 2 , O - C(CH 3 ) 2 - CH 2 ; 0 - CH 
( CH 3 ) - CH( CH 3 ) , G - C ( CH 3 ) = CH, 0 - CH 2 - 
0-CH 2 #„ 
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1. -#^^#r^^^^tt^#^#, 

N-(2,3-^iL-2,7-^ f ^-^#^"lj-6-ib^)-N'-# T^-N'-(3,5--^ f 
ft&)#« 

N-(2- ? -5-®tS)-N 5 -# T S-N'-(3,5-^ f f «fej^> 

Bit 

N-(2- ¥ &-7- %,-^¥r v k v k -5-ft J-)-N'-# T &-N'-(3,5-— f f 
SUM*; 

N-(2,3-~IL-2,7-~? ^-^ff-^"ill-6-®tL)-N'-#T^-N'-(4-^-^ 

1) # 2,3-~f,-2,7-— ¥ 4l-*#*nM4^&-&:fr&*]#*ft 

N-(2,3-^iL-2,7-^f 4^#^^-6-m,^)-N'-#T^#; 

2) # N-(2,3-~iL-2,7-— T ^-^ff"A^-6-^&)-N'-#T^i^-f 
*4miitM&ft~f> % ft|U£#^, N-(2,3- 
_r.|L-2,7-~ , f |.-$^'i^-6-tt)-N , -#T|-N'-(3 ) 5-^ f ft 
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* m w URtm mmufe 

JP NO.823 1 528 fRil 7 JMTT?II£$ 



R 2 . R 3 ^ R^ftl^ !i;'J^-T 

JP NO.823 1529 «T™^*|Z:W|l|^WW#Bt«, 



Ri, R 2 *M1T. ¥S 

R 3 . Rt. Rs^SL?. iffiRR^. ¥S 

.R6*W^. HUE 

JP N0.61 72342 M7*WT3^|£j 
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Re 



j^f, A 3? O-CHz-O, CH=CH-0, CH2CH2CH2O, 0-CH 2 -CH 2 -0 
R 6 3j (C1-C3) flfc? 
n=0, 1 

R=N(R 7 )R 8 , R 7 , R 8 =J&S , CO2R9 . R 9 = (C1-C3) j&S 
R5=^TS, -CH(CH 3 )-Bu-t 

EP. NO.984009 #T&&*m£«&Jfe©ttft7M 



(R=C1, CH 3 - Et, CH3O) 

^ o 




xW, R,, R2&&H?. itJIB 5 . *p 
A* 





R. 
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J6*fs*»«#ft<hltf.. *bS# N-^^^ft^WS-N'-lsi^-N^^KW (ft 

- 1 I 

2, ftl^IIlftm: &##<£fc&SF&B III) WS0C1 2 «M 

J*?STJ»J:-36EBE«lfi<i¥^ (§& CH 2 ci 2 , chci 3 ) #$2?9ftg)K$|ft$lilJr 

toUN'^ftsMMt, mm^mumim'm, ^tmm^^m.m 




N- (2, 3--M-2, 7--¥»-^#^Pfi-6-it£) -N'-'-ftTS-N 7 - (3, 
5--¥i#fi*) * (ft^tfNo.l) 

(Oft M.0g(0.0574mol)2, 3-ZS-2, 7-~f S^#^-6-^[K^# 
JL jtUft Gazzetta.chim.ltaliana.1981 .(111) 383-7 J Jg^ 50mlCHCl 3 4 1 , flfJRTj&HA 
S0C1 2 13.0ml, Wl 2 <Mtt, H*CHC1 3 ^M#W S0C1 2 > #ipA 50ml 




R 4 
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21.0 £«f#T», ^20mlzKt, 5°CT. »A"t 6.9gNaOH flj 20% 
W, 5'CTfrMMffi 0t^M±^MM¥«W^ 2.3 £NaOH tfj 20% 

M. SliJMMjiSlsiWin^, WBtisi 1-2 itt^m i5-20°c» 

2^B-f, 7jcM LU^^2X 50mlCT« £#*tn.M. 10%NaOH 

tK&, TIMMfllMll, IP^N- (2, 3-r^-2, 7-::.ffS-^ 

(2) #11.4gN- a, 3--S-2, 7-Zf l-*#^i-6-iI) -N'-#TIJii 
^50ml¥^> 10'CTft&*[WiBt»t7.35g3, S-Zlftt^Mlft 50ml "f>^ 

ttft. i.74 g NaOH w 20%7KM> etWM*. IHitt^. 

^igJt#2'Mtt, jSt*. il^ 10%NaOHM2X20ml»» 2X20ml7K$:, 
2X20ml N- (2, 3--S-2, 7--EP*^^ 

l$-6-i&g) -N'-'^TS-N 7 - (3, 5-rf$*fi«) 15.3g^p n p, mpl37.5-139.3 
"C, i&$ 89%o 

lHNMR(3O0MHz DCC1 3 )8(ppra): 

MM .42(3H); 1 .57(9H); 1 .89-1 .91 (3H);2.24(6H);2.69-2.80(1 H);3. 1 9-3.30(1 H);4.85-4 
.89(1H);6. 1 0-6. 1 5(1 H);6.81-6.83(l H);6.92-7.06(1H);7. 1 8(2H);7.93(lH)o 

mmm--. n- (2-^mmmm-5-mm -n'-#t^-n'- a, 5-=.^m^w 



(1) i% 4.0 g 2-¥S*#^«-5-^^£»^^#iajt# J.C.S.Perkin. 
1.1976.1-5]^^ 30mlCHCl 3 4>. ttffiTi&nA SOCI 2 3.2ml, » 2 CHC1 3 
&ii*MSOCl 2 , #iPA20ml^, 

11.3g&i!#T», *3F 20ml + , 5°CT, S*A-£3.6gNaOH$20%J& 
*£. fflttmto-tmWtM.m%ffimffl% 0.9gNaOH W 20%^ 

mmim&mii]\\9£, iwmw 1-2 m^mm, i5-2o-c»2 
>m, ftm, 7KM^¥^2X50mi^iXo -&#mm, #w w/^o^mmm, 
?m, ^mmmm£w%mn&mw, w% n- (i-wm^^m-s-mm) -n'- 

#T»4.2g, «75%, 

(2) ^4.2 g N- (2-wmwm-5-mm) -rf-wrmm 30ml ^,5-cr 
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fa%*mtimtol!2.9gl, 5--l?a$¥KtKl 20ml fDt 0.68gNaOH 

#1$. 10%NaQHM2X10roli5fc&, 2X20ml zK?5fc, 2 X 20ml »F*ifejfc, ^» 

») M. 5.48g^^, mp212.0-214.0°C, ft* 85%. 
1 HNMR(300MHz DCC1 3 )5(ppm): 

1 .50- 1 .60(9H);2. 1 7(6H);2.35(1 H);2.41(3H)6.20(1H);6.85(1H);7.06-7.09(2H); 
7.24-7.26(1 H); 7.38(1H); 8.38(1H), 









No.l 


CHjv^O^^L < r (CHj)j ^rv. 

y ^| ^*J— CONHNCO— jj — CHj 

CHj 


137.5-139.3 


No.2 


CHj 

CK 'YYl ^ h <S 


212.0-214.0 


No.3 


Yjl ? (eH 5i_ 


119.0-121.5 


No.4 






No.5 




215.0-218.0 



(1) # n n pSa$iJ: #p n pW50ppm, BP^25mg#p a B+20g^iJ (DMF) 
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(2) ffl 2.5cm M®mm& mm w±*r?L, #nt#&BK*? 

(4) ti&&jkk£*g 5 ^jgtftaUEd*, itm.n 3 ^swwfiit 
wwtzmm 2„ 



* 2 ft-^-t/ 1 m-mmmmm 





$K PPM 


WtM-% 


No.l 


50 


96. 7 


10 


73. 3 




50 


96. 7 


10 


46. 7 



(i ) 

(2) ffl 2. 5 ffl#£&tfft*£«£&|-tt±fJ7l, iiiB W, W«B@2# 

(3) &mm)mmxABMm 6 mMmmtrnw.*, mmzft, mi\ 





ppm 




No.l 


1000 


84. 6 


500 


70. 1 


200 


68. 5 




1000 


93. 6 


500 


92. 3 


200 


76. 3 



m-femm-* en 

(2) mffi%%vfft$si$.(*i2.sm%i'M, 5M»^5»>t, ^nt>t$t 
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10 #o 

4. 





ppm 




No.l 


200 


100 


#8 


200 


100 



mij&Sim-* (i) mm. 

(2) M 10 ^^^-5^MtP-^W#M^ lOM#ffiM#fl*ffiftW. 

(3) «F*W«AflO-««A««lO#., 

(4) #Bjf^i^«A6M^#M^, JtiAAl»4; ilii. 

(5) S^iJS^^t) l x«^»iiifitl^j, 6 Fr^. 





M(ppm) 




No.l 


200 


95.70 




200 


65.20 



gift: M*n$!l£ft£$n, 



-4* en nm* 

(2mmmm%fim 2. 5 Cm g , 5cm fcwayfaH-jt, fc-Nf-tffcisft 10s. 

(3) Ht^^TM. «^it#mMA^A^ 10 ^, l&X^IWtStf, 
julUp 
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{lit MWtm^ 6. 



m 6 mmt%mmik&w i m 






M ppm 




No.l 


12.50 


100 


6.25 


90 


3.125 


88.60 


mm 


12.50 


100 


6.25 


80 


3.125 


76.70 
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